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(57) Abstract: A mixture 

comprising an organic amide 
solvent and a sulfur source is heated 
in a dehydration step, and the 
vapor resulting from vaporization 
is introduced into a distillation 
column. A fraction comprising the 
organic amide solvent as a major 
component is refluxed to a reaction 
tank. A fraction comprising water 
and hydrogen sulfide is cooled. 
The hydrogen sulfide remaining 
uncondensed after the cooling 
is discharged, while part of the 
water condensed is refluxed to 
the distillation column and the 
remaining water is discharged. 
The relationship between the total 
amount of the water refluxed and 
the water discharged without being 
refluxed and the amount of the 
hydrogen sulfide discharged from 
the reaction tank is determined 
beforehand. Based on the 
relationship, the amount of the 
hydrogen sulfide discharged from 
the reaction tank is calculated from 
the found value of the total water 



NO amount The molar proportion of the sulfur source to be introduced to a dihaloaromatic compound to be introduced is thus regulated. 
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g0. 3~5^/K 0*U<teO. 5~2. O^/^^lC^S^^f^ttSo 

ifBjfckxmfc&v^T. war ^ K»^-e7/v* y &mWLibtok*-£&R 

JSLT, SE^taK* (HaS) 3»Wttfc«W*UTlWH-S. J&TkXmi-^T, 

fcr/Kfr y &jR«fc{M&&tf/*fcttT/i';& y 4fcJR2K«&ffc«j) ©{atf^ pas© 

K£Hte#5IJRJ|sto&fft©aSllu *>SV^ttJP?RJK7KJtflE©*H^ , ll«*fc 
$3 It 5SHfcJfc©£ttft 5 #imte**J^&»fc £ 0 x y ^ 

— ©ay hfe©&Rm&!bas&£'5. raHOKJpHS:Jlv\ fr>o % 

mpi-*#-eK3tU"Ct>> j^7Kxm-e#mi-s^b7Km©*^l?i-t-S7 % cfe. 

^xk. mit7km<omm^xox. mm^-mp as (D^M^mmmm^ 

45. T/^y^m^^^^n^#^b^i:©«-a-SiS^«. 
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20 #|g$;ftTV^ (M^-f^ #i¥2-1 6 0 8 3 3tm b^b. Z<DX&; 

^OTK^^^^^^^fi^-xm^ y ^/v1~<5 M^Ufc7K^# 
25 J&7kx©-ei££ LfcM^iif fczKM^ h y l Mfe 

(ommx^m^n^x^ wmvtz.m{t*m*fem'tz>jj&&feM&tix^ 
s (mz-ft, »2-i 6 0 8 3 4 ba>u mikfrm&jkmti- h 
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Wk ttl^§*5 PAS ©M5t^{-*3VN-C, P/ S Jfc£— ttflt 6 
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mzwm-pzzb&xz, ^isma^^^x. i±&&m2mttti&ki?^ 
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^w-e, ^n^yjsfft y^m. mm, jis*. ?i^#j)§^F-£rif u 

90~1. 5 O^e/K &&V<teO. 95~1. 2 i!)&IL<lil. 
0 0~1. 09*;K'fc5, 

io 3. $r=f-mmmn. w& • ; 

4. ^ Hi : 

«ST^ K*«©*#«fcUTB\ N, N-^f;^;^7^ K% N, N 

25 ta^^V/W- 2- t°n y K^4f ©N-T7^/H^ o y K Wfrn^^fcteN 

-^^o7/VWny 5 1, 3 - ^TVl'^/l'- 2 — fS^Vy 5? 

y 1 y^r^/vmM^m ; ^rf-^ ^y h y r $ k^^^ta^ 
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Ztih<D^mTK K^l©tfi?1). N-T/P^/nfoP KWbS^ N-S/ 
5 l^ny N-^f^-t-^T'oy^^A, 3 - ^T/W^/V- 2 

if 0. I~10kg©iffltfc5o 

5. 

io *$&sn-ef3\ m^sis^ii^^ ws^ft© pas *«n$wt#5fc«>Kx 

*/Hi:*tu —m^o. 0 1~1 0 J E7l'fcfcS<£ffl*eS>5o 
^T«T$ K^4 , ^in_situ't?SJS$*S. 
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£U<tel 0 0~2 5 0'CO?i.^|6fflT% 1 5^f>24^ 

10 L< 3 0 #113-1 OI$IH, *Df»U-Cff*>JixSo M^f&fS. — JtfflflfSrfiy* 

#*£ut#w (#m) $ti5o 
jfc7kx©-cw\ ^rar $ KttiKL y ^ji*BiEftife&t;r;v* y 

m*. mmmvmm* t>-&vmztiz*b mt^m t sr-gt* arm 
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io mmm 3 ©jjhh** e> <o 9 4 > 4 -v^aum 5 &Tj*ff?« 6 5. m^m 

a*. r©f^it, o^auxRjftW irt^3KWi-*. s©^3^n 
*r£jfc#fci-a#, a-fbTK^^st^-rSo *W36»6>©«^tt, ^^>-4^ 

20 mm-r^^t^x 9, ^@^3^©sw^P3m^mfei-5^tds-c#5„ #w 

25 3p*3fc:a«E1-3£.i:fc:<J: !K ^^3 fcj;«3fip»r ^ vmrnt^t^m^n 

ufcTK 6 & « r * < . ^ <D-n %mmm 3 ^ i-ajK u 
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(5£*K xtt. itt*X©^«*rtlc3S«Ebfc7K©aiai«fc*-ft!:*tiibfc* 
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©/^ 7^ ^<CPASS:#5l: fit, aftai 1 ^-/W^l" 5 ^ n ^Mfc 
•^tfeotta^^**- 1 . oo — i. 09 £>^BF*3-e— ^(^PS-TS r t 
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M&fcf&te. — j&tfli-l 0 0-3 5 OU 0*U< tt N 1 2 0 — 3 3 0^, 
J; 0* L<«:170~2 9 0°C-C ; fTfc»tl/So ^^^&<Z>7JP!!k:fr&te\ —feU 

itu<»3o^~48fi^5„ ^^xm^ffl^tL^^r^ vmm 
fi^xs*fc#^-r*ftawKjsasi*^fet>s o. i~iok 

15 ^(^fifEHail^/V^fcD^ 0. 1 — 1 0^U< f*0. 5 — lO^/W 

3W**HKl*A'i5fc»!K 0. 5-2. 0^b<^O. 5-2. O^r/V' 

20 (7)^K^^-f-5^S-e. 1 7 0-2 7 0t, &SL<ttl80~2 3 5t©I 

mx-Eim&ftoX, *?^x2^mmk-&W<ofctt&%: 5 0-9 8 tv, Hk 
V>-C, ft&^3tilU^/V'^fc*K 2. O^jgilO^T, $f^U< 
te2. 5-7. 0^^<^7K^#^i-S^i:^5J:5^7K^*D-r5t*^. 
2 4 5-2 9 OtJOMfc^aUT^SriKfitt-rS^Sfe^fcSo 

(1) ttr$ FmmtmnmiA) ti?^v%mMfc&®te) t&^m^zfcifc 

m&to&s It&frlfc&MiA) l ^^5-*t tto. 5 — 2 . 0 ^e/KDTK^&Tfc. 
1 7 0-2 7 Or^M&UTfi^j&£?TV\ ^P3?*ift^*Ol8fl5*5 
0-9 8%T?^^^'-«:^t5ISl, 
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(2) tta&tt&MQd l*^1t\) 2. o^/Hffifi> l o te/uu-r<Dfc&&& 
ir%WMtt£Z£?\zBi!&mft<Vyk&*MM-i~%t&K s 2 4 5-2 9 0^ 

jhisxm ^*^-t. mm.z i o^. wmft&i, 2 1 6 s e c- x i?aa^u 

fc*iBkttJtdSO. 5~3 0Pa • s <DZfutfV -v— Sr^^^S ^ £ L 

*3BW<£PAs©$§jSM&g mm3 1 o°c, nrwHfifti, 2 1 6 s e c- 1 ^ 
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PASiLtit ^D7x=i/^^7^ K (PPS) &mz.&&V\<\ 

mmm 

(i) mm&-- 

<t 0i&l»tt&«:8flJ£bfc:. -<Z>^ =^fc°7 !> — £ U"C, 1 mm * X 1 0 mm 
15 AU 5#|iB0y$bfc8L URm^l, 216sec- I tf»WftlESrll5lLfc. 
1. KCX^: 

ttlfcN-^f;V-2-^n!JKy (^T. TNMPJ £B&fB) 1, 2 7 5kg 
20 SrSAU 1 5 0X:KUmvtc'&, Wk&6 4S*%©7KWE^ 

kg (N a S Hftft 3 . 4 5 k m o 1 ) RTfmg. 7 5 S*%tf>7KI&ffc;*t- b V 
^A179kg (NaOHMf3. 36kmol) SrflDx., %.JfcWPi<Dffi.M 
^19 2 < C^^r5*-e*Pl^L-C, J^TKRlSSrffofCo 

JBfcfcRjSSK S?*6F*9^i 2 o k g 07K^#j±i$tt-cv>rji 0 JttTKRjas'Fte 
25 &e#3to^£*L;fc;Jc4Wu g!4t|-9^j:t) 1 3 0 k g i^#$tlT*5«?> 

* U2*Tn r^#_Ltf**J b\^o) tt. 2 5 0kgi:ftil$tifc, 

@^f^v^, SJtS5S^H:IPfkU-C*5fei-6«tftaK*4y (kg) tmmtifV 
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^Jttf7jc*x (kg) fc©MteH;, TfBg8#5£(i) 

y = a x + b (I) 

5 -efeS^S. |9lB©H^#^*3V>Tf*, a = 0. 0119. b=-0. 783 

}*2. 2kg (0. 0 6kmol) kWmZfi, noffiSrfflV^TRjSffifrtfcgi 
#-r5«SHMOSSr#WUfc^r^, 3. 3 8kmol^ot 
10 01<£>7-f >-7t3ll 0%NaOH7RM© h^y/^IU h*?y 

7RTfm§ 6 rttfJfl&fbakilf a h P -fttitX-MM U S #ft3r$l 

feVfrk^Z, 0.0 6kmo 1 te*BM5-*-5teJ& s #£>*U *BW©^}-<t!)I 

2. g^-xm : 

15 ^©KJ&W^p-v^nu-^i?;/ (£AT, TpDCBJ £B&fB) 5 0 3 kg 
(3. 42kmol) SrAn&T, JfCfoS p D C B/^HM^^/Wt 

Sri. 0 1 2fcliIIIUfCo R/iS»rt©S^teSr 2 2 0«C*-<?#M&b-C 

5^raS/S$-frfci 0 -^OgL tK6 9 k gSrSJtS»rtfc*D^ 2 6 

#150 M m (100^ ^iXa) cp*^ U-y^Itt, ifcj&UfcW^tf JW 
— Sr^Ufc„ Jf&Jtfcstfy &T-fc ^-C2H]8fc#-U $ 6>j!iaill*«BSrfTo 

K##e>*ifco 1 1^-„ 

[Hife0!l2~l 0] 

t±lf7K*?r2 5 0~3 5 0 k g<D|5HF*3-e^i&$^:fc^^^«s MMffl 1 
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1 bm^/^— i 5fcpDCBSrJDi, fi-^S^^^S 
5 Sr^Tofcio 2~ 1 0 te. ^t±if7Ka^r 3 0 0 k g Hu^MfcfS^Ufc 

-g-^fc-S-f+l 0 0©^^, #fetbfcPPS^^^f^ Wc'bm&l 2 
4 P a • s T\ ^^fitdS 1 5 5 P a • s 9 , Wfittf 5 1 3 8 P a • s 
?iBi9. 7) T?feofc„ »*Sr*lR:aH- D 

10 [HJfc^l 11] 

^#Jbtf**& 5 o 0 k g b UfcEWm. HJSMi fcraC3£«£&#T?Jttzk 
X^^ofdo -jW5S(i)^6, % ai^-Bfyfcaas 5 0 0k g©i^ Sm^bTk 
^*«5. 2kg (0. 15kmol) £J?tti£*K ^©fltt^6>R^»rtHia 
#-t-5*H«0*tt3. 3 0 kmo UlttJ^Jlfco £ ©SJ&ltfc. HJSM 1 

15 £|^C^/^~£b2^fcb£&5 J: 5 ^ 4 9 0 kg (3. 3 4kmol) <Dp 
DCBlrJDPx., m^^^^aSr^o^io ilft^l 39P 

a • stDPPS^tkfrfco 
[UttfOl 2] 

$££±if 6 0 0 k g b UfcfiWS. Uttftl UP C^«t^#t?^7k 

20 xa^ofco — A95£(i)a»e>, ^#±t-f7K*^6 ook g<Dm&, nwcmitok 
rnAi^e. 4kg (o. i9kmoi) bgrnzti, i©tf3a*6>sjK»rtfc» 

#i**«E3S|jR©*tt3. 2 6 kmo 1 £Hffi£;ftfc 0 r <^BOfrlf t-IIJfeM 1 £ 
I^C^ey-T— tfci&^)fc£&5 ± 5^. 485kg (3. 30kmol) OpD 
CBfcJPiU fi^SJtBXtf««HllSrfTo/to ^toje*. »Rktt^ 1 4 2 P a 
25 • s<DPPS^#^^ 0 <fcfc«r& 1 
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SrtPlf KlNMP 1, 2 7 5 kg ^gAL, 1 5 0 < CldPM> ft£6 4lt% 
TK^b^ h IJ l>^3 0 2 k g (NaSHH|t3. 45kmo 1), 1^751 
*%7k^'fk;^ h y *?J* 1 7 9 k g (3. 3 6kmol) %tti&&-s &J&Wft<& 

m^mmit. mmMi-vmtti^fr<Dtmr,2. 2k g (o. 06kmoi) 

•efe^ttSL-C, i<^^|£^fflv^-CS^^&rt^^:^#i- ; 5^5ft^^* : lr3. 3 8 

kmo i twm^o *mvitmmm*\z&<t\t*x, s^fw-pDCBso 

3kg (3. 42kmol) *j±T&^ ;: e;ir—&,X&Z>pr>CB/mMM<D 
^-/H£<Sr 1 . 0 12 \ZM^ UfCo 

k gSrKJSflrrtH:Jn*."C. 2 6 0°Cl§;-eimU 5B*nR***fe. SlSlfcT 

o. 6mfi%^^7K^^safUT. ££>te2lil*a3bfc«L ^Mbfco 

^|H0@o^» 0ttgfc#Il~10) 9 , #fe^/c=§-^y -r— <DWm^ 
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